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‘East Chicago, Indiana. "The purpose of the study was to determine the compliance: &

. PROCESS rnrom'rlon B

INTRODUCTION o e I 1

: On September 16, 1985. an ambient air pollution study was conducted
in the vic1n1ty of U.S.S, Lead Refinery, Inc., located at 5300 Kennedy Avenue,

status of U.S.S. Lead in regard to Regulation 325 IAC 6-4, concerning fugitive - i
dust .emissjons.- "A copy of this regulation’ can-be found in Appendix I. - . . Iy
Personnel participatln in this study were Ed Surla, Vic Windle and Daniel F.'
Hancock of the Emissions Sampllng Sect1on, Air Pollut1on Control- D1v1s1on.

«

- . .. . - M. -

ia

U.5.S. Lead is a secondary lead smelter. Tne furnace is ‘charged
with lead plates reclaimed from used batterles._ The furnace-was not’ in operation

'durlng the fugitive dust fest. -

Potent1a1 sources of fugltlve dust.are storage piles of furnace

', slag, flue dust and battery casings Iocated on plant property. - Fug;tive dnat

|
e

SR T

| SAMPLING PROCEDURES - . - . C U -

_ may also be generated by trafflc u1th1n the" plant boundaries.

CONCLUSION - - . . . - . .= ST

. The test con81sted of s1nu1taneous amb1ent sampling at two locat1ons,
one of which was upwind (background site) of the U.S.S. Lead property, and-
another which was downwind (primary site) of the plant property. The location
of the sampllng sites for the test can be found-on the map included in Appendlx II.

The exposed. f11ters were removed from the samplers and transported

“to the laboratory. The filters. were dess1cated 24 hours and then weighed to

the nearest m1111gram.

_ = The calculations for the total suspended particulate determination
are shown in Appendix III.. Kurz flow controllers attached to each sampler -

. maintain a true air flow. The true air flow rate multiplied by the total

sampling time equals the total air volume sampled. The weight of the filter -
catch divided by the total air volume results in the total suspended particulate

" concentration. A sunmary of the test results follows: -

-TEST DATE: . September:16, 1985 - = . LT - .
‘PRIMARY SITE PARTICULﬁTE’GBNCENTRATION- 218 nicrograms/cubic neter e
 BACIGROUND SITE PARTICULATE CONCENTRATION: 122 micrograms/cubic metsr

CONCENTRATION _INCREASE:- ﬁmcrograms/cubic meter’

e e zs—_

- . The maximum allowable partitulate concentration increase as established -
in the Indiana. Air Pollution Control Board Rule 325 IAC 6~4, Section 2(c), is . .
50 micrograms per cubic meter (primary over background). The results of this -y
study indicate a concentration increase of 96 micrograms per cubic meter, - o
Therefore. this source’ 1s not in conpllance with Rule 325 IAC 64, Section 2(c)

In addltlon. the filter sanples were analyzed for lead concentration
‘usihg procedures outlined in EPA Hethod 12. Lead analysis results are summarized

'_!‘.in Appendlx w., - - - _ . _ - -

-
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“TITLE 325 AIR POLLUTION.- CONTROL BOARD
Rule 4. Fﬁéitiﬁe Dust Enisgioqs - Maximum Allowable --

325 IAC 6-A 1 ,Appllcabxlxty Lo T - -_
_Authority: IC 13-1-1-4; IC 13-7-5-1 '
Affected: IC 13-1-1-1; IC 13- -1-1-4; IC 13- -7-1-15 IC 13-7-5 1~
) Ic 13- 772

Sec i (a) Th1s Rule shall apply to all sources of fug1t1ve-dust. For .. - };ja

- the purposes of this Rule; "fugitive dust" means the generation of particulate
‘matter to the extent that some portion of the material escapes beyond the -
- property line or boundaries of the property, right- of—way, or. easenent on
wh1ch the source is located. i .
325 IAC 6-4-2 Allowable Emissions - i
Authority: IC I3-1-1-4; IC 13-7-5-1 ' ’
Affected: IC 13-1-1-1; IC 13-1- -1-4; IC 13-7-1-1; IC'13-7-5-1' _ ] R
I613-7-7-2 | sopped®, o T s T
Sec. 2. (a) A source or sources generatmg fug:.tive dust. shall be in"
vxolatxon of th:.s Rule 1f any of the followmg criteria are uolnt.ed -

(1) Maximum Allowable Part1c1es - A.sonrce or combxnat1on of sources :
which cause to exist fugitive dust concentrations greater than 67% in .-
excess of amb1ent upw1nd concentrations as determined by the follov:nx

B - L - ) o o o -

VWhere N Fraction of fng1t1vé dust that is respxrablé dust; P_ = allowable
percentage increase in dust’ concentrat;on above background; ans P=mno’
- -value great.er than 671.

formula: B
_ 100 kR-U)
P="7
P= Percentage inciease ST _ -i; Lo "'--{_ﬁi
R=_. Number of pattlcles of fu31t1ve dust -easured at dounvxnd o --JJ?'“
receptor site . o - ST
U= Number of part1c1es of fug1tive dust -easured at upulnd or ;h";i;:; |
-background site - T _ ‘._ i
(2) Potcnt1q§ Rcsp1tatory Damage - The fug1:i¢l:dust is co-pr1sed o{ o '1'7_%ﬂi
- - ~-50% or.more respirable dust,then- the‘petcent-1q55qu; of-dnst-cuncentrntton —"-"*j;
- im Sectimr 2(®) shall be modified as followd: = ==~~~ S "
o ;Hg‘_ ,), TTIOTTT O R e T e

Promulgated 8/21/80 -l - L _ s




i 5
3) Ambxent Air Cbncentrltlons - The ground'level ‘ambient air concentrations
éxceed 50 micrograms per cubic meter above background concentratlons for

a 60-m1nute perxod. -

(4) :Visible Emissions - If fug:.t.xve dust is v1uh1e crosnng the o w
boundry .or ‘property line of a source and may be refuted by factual data
expressed in Section 2(a); 2(b);'or 2(c). . : .

A

325 IAC 6-4<3 Combined Sources’ i - .
Aythority: IC 13-1-1-4; IC 13-7-5-1 - - ) R -
Affected: IC 13-1-1-1; IC 13-1-1-4; IC 13-7-1-1; .IC 13-7-5 S |

IC 13-7-7-2 - - S ’

Sec. 3. - (a) The allowable part1cles shall refer to the total of all ~

'-part1c1es leaving the boundaries or crossing the property limes’ of any
- source of fugitive dust regardless of whether from a single operation or a .-

number of operations. If the sdurce is determined to be comprised of two’

or more legally separate persons, each shall be held proportionately
responsible on the basis of contrlbutxons by each person as determined by
microscopic analys1s. In such ‘cases, - -samples shall be taken dounw1nd fro-
the combination of sources and at.the fence line of each source._. :

) (b) No source vhlch 15 contr1but1ng to a comblned downwind fugxtlvé

dust concentration in excess of the limits of this Rule shall be requxred

to reduce emissions if the concentrations at his property line are in-
compliance unless all contributors are individually in compliance and a * -
combined fugitive dust concentration still exceeds the limits of. this Rule.
Each source shall then be required to reduce its emissions by like percentages

~ to achieve an acceptable comblned downwind concentrat1on.

(c)  When all contributors are individually in conp11ance and no nuisance
to the surrounding community is created, the Board may waive the requ1renent
for further reduction in en1ss1ons by combined cong;1butorl.3__

<. 325 IAC 6-4 4  Mobile Fugltlve Dust Sources R "'.;E_ S

it

" 325 IAC 6-4-5 Hethods of Heasure-ent - ' . 1ﬁ;f h

Authority: ‘IC 13-1-1-4; IC 13-7-5-1 - e

" Affected:. IC 13-1-1-1; IC 13=1-1-4; IC 13-7-1- 1 I 13-7-5-1- D

1€ 13-7-7-2° - ST .

; e o “
__Sec. 4. (a) No vehxcle shall be dr1ven or noved on~a j‘ public street, ’ =

TrAtn

“~road, llley, highway, or othér’ thoroughfare, unless such veh1c1e is so0 -
.consttucted as to prevent its contents from dripping, sifting, leaking, or_ . - .

_othervise escaping therefrom-so as to create conditions which result in B

fu31t1ve dust. This section applies only to the cargo nny vehicle -ay be
conveying and mud tracked by the vehxcle.

Authority: IC 13-1-1-4; IC 13-7-5-1 )

Affected: IC 13-1-1-1; IC 13~ 1-1-6 Ic 13 7- 1-1 IC 13-7-5-1,
- IC 13-7-7-2 o

Sec. S. (a) Particle Nunﬁere nud ‘Sizes - Particle quantities and sizes

N will be measured by manual microscopic analysis of a dustfall sample collected

on a sticky slide or by use of co-.ere;ally ava;llble partxcle conntxng L
. . N . 6"“ . ’ _:
pP- 2 g  pr
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'dev1ces which count and c1ass1fy part1c1es by micron size range, or other

-specified by EPA in the April- 30 1971 Federal Reglstet

methods acceptable to the Board

(b) Ambient Air Concentratxons - Amb1ent air concentrations shall be .
measured using the standard Hi Volume Samp11ng and Analysis Technlques as S

d

(c) VLSIble Em1ss1ons - Observatzons by a qua11f1ed representative of

. the Board of visible emissions crossing the propegty 11ne of the source at
- or near ground level. : :

325 IAC 6 4-6 . Exemptlons
Authority: IC I3-1-1-4; IC 13-7-5-1
. Affected: .IC 13=1-1- 1;'IC 13- 1 1- 4‘ IC 13-7 1-1; IC 13- 7-5-1'
S IC 13 7 -7-2

Sec. 6. The follow1ng cond1t1ons H111 be consldered as exceptions to R

_i'thxs'Rule and therefore not 1n v101ation

(a) " Release of steam not in comb1nat1on ‘with any other gaseous or
partaculate pollutants unless the condensation from said steam creates a

 puisance or hazard -in the surroundlng conmunlty. . -

(b) Fug1t1ve dust from publxcly maintaiged unpaved thoroughfares where
no nuisance or health hazard is created by its usage or where it is denonstrated
to the Board that no means are available ‘to finance the necessary road
improvements immediately. A reasonable long-range schedule for necessary -

road improvements must be subm;tted to support the Board's granting such an -
exception. . :

{c) Fugatlve dust from -construction or demolition where every reasonable T
precaut1on has been taken in minimizing fugitive dust enlss1ons. -
. .’ . b - N

(d) Fugitive dust generated from agricultural operataons provadang

every reasonable precaution is taken to minimize emissions and providing s,'“ﬁ,'f“-_ﬁj
operations are terminated if & severe health hazard ia generated becanse~of Sew et e
i preva111ng neteorologxcal cond1tions. o . , - ,_-j - ;-wlif

(e) Vasable -plumes from a stack- or chimney which prov:l.de adequate g P

_dxspers1on and are in tonplxance Vlth other app11cab1e Rulel.

(£) Fug1tive dnst fron 2 sourCe caused hy adverse -eteorologxcal i
condxtaons. .- f—. : - - X ,'*‘T"Tf‘:5

325 IAC 6-4-7 Conph.ance e ' ST

“Authority: IC 13-1-1-4; IC.13-7-5-1. . T e
Affected: IC 13-1-1-1; IC 13-1-1-& Ic 13-7-1- 13 Ic 13-7-5 1;° -
LT 10137472 L -

Sec.; - (a) All-sources must’ comply with thas Rule aS'aoon as practacable -

but no later than Jnly l, 1974
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| - TOTAL SUSPENDED PARTICULATE RALCULATIONS .. &
(25: R . .. PRIMARY SITE- . _ - . o -

(1 . Observed Air Flow (CEM) - From Flow Meter= . CRM.

.
-

. — - - ) ;r_? - B . - - - ) .o
. - T (2) . True Ai .‘fu 1T T .';;fza*_'__,!l_"_niy/nin-utc B
T @ Tree M Flow Goir fge Contfollerd- .~ B ITME/MMN e
(3. Weight of Filier Catch (grans) = Final Weight (g) - Initial Weight (g)
- e 4ls o banc g
= [ 0.034 grams -
1) -'Adjusted Tbta'l;'lir Volume {cubic meters) _ LT
" = True Air Flow '(cuﬁic 'ﬁetéré{minutc) x Time {min.)
) L 130 x 120 - |
= 156 cubic meters L
'(S) Particulate Concentf_agion- (micrograms/cubic mctcr)_'
= Wcight of Filter Catch (g) x 105
- Adjusted Total Air Volume (cubic meters)
R o= 218 micrograms/cubic meter .. ..
> I s T - .
> . - .’h’

-#

A,
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(5)

[ 222y

' TDTAE'SUSPENDEb;PARTlCULATE CALCULATIONS

'BACKGROUND SITE . . . - - =
_Oﬁsewéd Air Flow '(CFM) - From Flow Meter = P .
. True Air Flow (Kurz Flow Controller) 1 30 mslmmutc
Weight of.filter Cétch (gram;)-= Final Neight (g) - Initidl Weight (e
| =406 B - 4y ¥
‘= 0.019 grams —
AdJusted Total Air Voiume (cublc me;ers)
‘= True Air Flow (cubic meters/m1nutc) x T1me [nlng)
= 156 " cubic meters
Particulate Concgntratibﬁ (micrograms/cubic néter)z
. = ¥Yeight of Filter Catch (g) » x 108
Adjusted Total Air Volume-(cubic meters)
= 122 mcrograms/cubm meter e ST
: ‘#"‘ !D'«-J’)
- -
> . : .
- e e % =4
1
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OFFICE MEMORANDUM

"STATE BOARD. OF HEALTH
. ; - Mg P
INDIANAPOLIS -

o DATE: October 22, 1985

>
TO:

FROM: |

SUBJECT :

Primary . 5021359

Vic Windle - R _ THRU L. Fedor £E _
: ' ) _ W. Smith
_ _ E. Surla M .
Phil znnn'genr’]{ o ' .

Hi- Vol Samples From uss - Lead Collected September 6, 1985

' “The above mentloned samples were analyzed on September 24, 1985
usmg the procedures outhned in Method 12,
: obtamed. - : '

The - followmg results were

Filter Nlnnber - Lead Coneem:rat_ion {ug Pb/m3)

Sample
Background - 5021364 . - - © 0.375
R _ 38.187

PZ/bs

» i -
Z _ PO
: - 2 - = -
e e — - — e e m——— _
Tl f__" P LT LT E T -
3 } -
camyny -
Dt i, | -
ey N .
) - B ~ - . P
N ( 2 - - ‘.
. - ¥ Wl N
_ " »_
o .:-? a

State Form 4336




- Reference (AR 5

Federal Register /-Vol. 47, No. 74 | Fridoy, April 16, 1982 / Rules and Regulations

/ . N

-

’.pt'ut A—Relvronce Mstheds 23 Precision. The within-leborutory 3.1.1 Probe Noxzle, Probe Liner, Pitot -
. . . .. e . . precision, as measured by tho coellicient of Tube, Diflerential Pressure Csuge, Fiiter
3 ) vam.llon ranges from 0.2 to 8.5 percent Holder. Filter Hesting System, Melering
Acthod 12 Delrrmination of Lioryanic Lead 1alative to a run-mean concenuntion. These System, Berometer, and Cas Density
-taivsicns Frum S:ationary Sowcs vnlueis we{ra b‘l:edaoln t:;:_: condubct:d ale  + . Determination Equipment. Sume 8s Methad S,
icobili ' groy iron foundsy, 2 lead atoruge baltery Sections 21.1 10 2.1.6 and 2.1.8 t0 2.1.10,
L R e Bemaeai i bl
e Getesmingion ¢f inorganic icad {Pb) smelter, and a Jead recovery furnuce of an 312 lmpingers. Four impingers connected
issions from specified staljonary sourtes . alkyl lead {"““UL‘C‘“"--’-B plant. :l'hu in s2ries with Jeak-frce ground gluss fittings
'r-l;non P ary concentraticns encountared during these or any similar leuk-free noncontuminaiing
. . . . teats ranged rom 0.91 10 123.3 mg Pb/m?>. -fittings. For the first, third, und foun
7 Pr,n:'ﬂtwwb—_ A X | Inalarferencc:. S'.-mnlezux iu.cu lmu'u:vzu ucs the C.-.nh..—..c{..;.l. ’_].--.-._ S _

- KRererence 22~
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Lote Co.
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3.2 Semple l\ccnvzry"l"hz [ollowing items
arc nevded:

321 Probeliner and Probe-Nozzle
Brushes, Petn Dishes, Plastic Storage
Containers, snd Funnel and Rubber
Policeman. Same as Method 5, Scclions 2.2.1,
224,226, and 227, respectively.

322 Wosh Bottles, Gluss {2). .

3.23 Sample Stomye Containera.
Chemicelly resistant, barosilicate glasa
botfes, for 0.1 mitoc acid {(HNO,) unpinger
and probe solutions aod washea, 1000-mL

Use screw-cap linery Ui nee either rubber

backed Teflan® or leak-Eee and resistant o0
chemica) wltack by 0.1 N BNO, [Narrow |
mouth glaas bomles bave bera found to be
lesy prone 1o leehagu.]

A2e
To measure cendeazed waler 1o withio 2 ml
ar 1 g Use s gnduated cylinder that has a~
minimum ¢apacity of £00 mi. and .
subdivisions no greater than 5 mb (Most

luboratory balances are copable of weighing

to the nearest 05 g oz las)_ .

3.25 Fua..d.&ua.lc Ln.umpl&
recovery.

33 Analysis The !ol]omng equpmem_l;
necdeds .

321 Alumic Absarptiam | .
Specuophowemeter. Voith lead lu..L'ow
cathode wamp nd busaes lor ur/uccl; lene
Nune

13z

333

234 Memhrsce FiliezshU

=700 o7 enuivalenl.
-'335 Fduaton. Apparstys. MBipore

. vocuum fillzaton urcy, orequivaieal for use.
wath tic above mezbrane filles.

116 Volumeuic Flasks. 10G-ml,
and 1000 ol

4. .:l‘t.‘;":".'l"_f.

4.1 Sumpling. The reagents used In
sampling are as lollawes:

4.1.1 Filier Gelinan Speciro Grade. R::vc
Angel 934 AH, MSA 1200 8L 8ll wath lot -~
assay for P, ar other high-purity gluss fiber
filiers, without organic bunder, exhibiting af
least 92395 perceni e/Tcivncy (<0.05 percent
pencirstion] on 0.3 micron diocty! phitbelaty
smoke parucles ConZuct the Rlter clliciency
teat using AST%I Standurd Method D 29801

Hzilatel . .
Erlepzeyves Fliske 125-ml 24/40 &
Uipere SCWPO

250-ml,

- or use lest ¢aty [rom the suppliec’s quafiry

conirol progrem.
4.3.2. Silica Gel, Crushed Ice, and

Swpcock Crense. Same es Method 5. Section .

3.1.2, 1140 a0d 1L respretively.

413 Water. Deionized tisulled, 1o
confann to ASTM Specificotion D 1193-74,
Type 3. If Ligh conc=ntranons of otganic
matier ane nof expeciz=¢ o be present, the
analyst may dudvte the putassium
pectnunganats it for oadizable orgonic
malicr,

414 Nite Acid. gt N. Difute 6.5 mi of
concentrated FUI0, 1o 1 hiter wath deionized
distilod warer (1 mgy he desirsble to run
blanky before fivhi ue to elintennte o hyh
blank o0 test sunzples §

2.2 DPretest Beparntion. 6§ N 1INO, Iy
neated Dilute 39 mi of cancertrated HINQ,
10 1 hter wath Jowmaed diatilled water,

“Muntian af nade names or spenifir pracducts
€ e mut Lunaitute erluryrment by the U s
Lnvvrunamesnel i it Agenty.

Graduated Cylinder and/or Balance

4.3 Semple Recovery. @1 N HNO, (same-
23 4.1.4 above] is needed for sarople recovery.

4.4 -Anslysis. The [ollowing resgents are -
needed for analysis (use ACS reagent grade
chemicals or enuivnlcn:. unless otherwise
specified]: .

4.4.1 Wster. Some as €13 above.

4.4.2 Nirric Acid Concenirsted

4.4.3 Nitric Acid, 50 percent (V/V]L Dnlulz
500 ml of concentrated HNQ, 10 1 liter with
deionized distilled water. .

444 Siock Lead Stenderd Solution. 1000
pe Pb/ml. Dissolve 0.3558 g of leed mrate
[PLIND,},] in about 60 ml of deionized
distilled wuter, add 2 ml concentrated HNO,.
and dilute 10 100 ml mlh deianized distilled
waler.

4.4.5 Warking Lesd Standzrds. Pipet 0.0,
1.0, 2.0, 8.0, £.0, end 5.0 ml of the stock lead
standard solulion {4.4.4) into 250-m!
volumetric lasks. Add S ml of concentrated
HNO, to-each flask and dilute to volume with
deionized distilled weter. These working
slandards contain 0.0, 4.0, 8.0, 12.0, 16.0, and

" 200 pg Pb/ml, respectively. Prepare, s

needed. additionsal standerds at other
concestrations in « similsr tanner.

448 Air. Santable q:ruhty for viomic
absnrpcan analysis.

447 Acetyiene. Suvitable qraity for
atomic absorption analysis.

4.4.8  Hydrogen Peroxide, 3 percet (V/ V)
Dilute 10 ! of 32 percent H,0s to 100 ml watk
deion®zed distlled water.

S. Brocedure.

51 Sampfing. The compiexity of this
method 13 such that in order to obtein

reliubie resulty, lesters should be rained and

experienced with the lest procedures.

S.11 Pretest Preparation. Follow the saxe
genezal procedure given in Method 8 Seclion
4.1.1, except the filter ceed not be weighed.

-+ 512 Prelinsicary Determicanaze Follow
the same genesal procedure gives in Meibad
5, St:..lun 12 -

53.3 Preparstion of Collectics Tain
Follow the saie general procedure given In
Method 57 Sectian £1.3. except place 100 m]
of 0.1 HNQ. in each of the first iwa
impingers. leave the third impinger empty.
and vansfer approximalely 200 w 200 3 of
preweighed silica gel from. s cocuizer o the
fourh lmpinger Setuplbe toaic as shownla
Figure 12-1.

834 Leak-Check Procedusca Follow the
general leak-check procedures given in
Method 5, Sections 4.1.42. (Pretest Leak-
Check]. 4142 (Leak-Checks Duning the
Samale Run)j, and L1. L‘l (Post-Test Leak-
Check). .. . ...

$.1s Sum;:lmg ‘l.'nm Openu!n::_ Fnllow

the sume genesul procedure pivenin Methed

8, Section 4.1.5 For each run. tecard the dita
requized on & Jata sheet such wy the coe -
shown in EPA Method 8 Fiyure &2

$2.6 Caulrulation of Pereent hokunetic
Same us Muthad §, Seclivn 4.1 8

82 Sample heeovery. Begin proper
cleanup pracedure sa s0on ¢z the prube ls
removed frum the gluck at the end of the
sampluyg priwd.

Allow the probe 1o coal. Whea ot can be
safely haadled, wipe aoll ali caternul
particslute puitler newr the 1) of e probe
nuzzle wnd pluce & cap over it Uy not cap ¢!
the prul.y up lighdy while the senpling e

is cooling down =3 Lhis would creote a
vacvum in the filier holder, thus drawing
liquid from the impingers inta the Nilier.

Befofe moving 1he sampling Uuin 1o the
clesnup snte, remove the probe from ihe
sapling train, wipe olf U silicone grewse, and
cap the open outlel of the probe. B carulul
not o loaz wny condensaty thut might be
present. Wipe off (he sificone yrewse from the
glussware inlet where the prohe wes {ostencd
and cap the inlet, Remove the umbilica! caril
from the leat impinges and cap Uie simpiingur.
The lester may use ground-glasy stoppers,
plastic caps, of seruin caps 1o close these
apenings.

Trunsler the-probe and Blier<impingur

- assembly lo # cleanup area. which is c'can

and protected from the wind 10 thut the
chances of comremimting or losing .h-
sample ste mimimized.

Inspect the train prior to und during
d'rassembly and notz sny sbnonmal
condinens, Treat the yumples as follows:

22 Cortoirer No. J (Filter), Carciully
remove the filter from the filier holder and
pluce it in its identified pewn dish container. if
il is necessary 1o fold the flier, do so such
that the sample-exposed side is insnde the
fold. Carefully tramsfer to the petri &ish niy

- visible sample maner and/or filier hpers thar

achers 1o the fifter holder gasker by vnrg 3y
dry Nyloo brisue brush end/or e thump-edecd
blade. Seal the contauner.

22 Conta:ner No. 2 (Probie]. Tuiciry cure
that Gust on the outside of the prob: or tter
extentor serfaces does nut pet inlo the
samgle, quunntatively recover sumala mutter
or eny condensate from the probe nozzle,
probe fitung, probe Hner, snd front half of the
filter hoider by \u;h.rg thest cormpoavinty
with 02 N HNO. and placing the wuu inte a
glass sample siceuge cantalaer, Mewawre e2d
record {t0 the pearest 2.} the tote! 2w
of 0.1 N HNO, wied for each rinsc. Periorm
the 6.1 N HNO? anses as [ollows:

Carehully remove the probe sazfe wi:d
rinse the inside surfuces with 03 N HWOT
from & wash botde while brusking with a
stainfeas steel, Nyloa-beistic bruh Srash

- antl the 0.1 N HMNO, rinse shows 0o visible

particlea. then make a Boal dase of the inaide
susface.

Brush and cinse with 0.1 N HND, the innlle
parts of tha Swagelok futiag In & suailer way
wnlil mo visible particles remain,

-Rinse the probe liner with 0.1 N HNO,.
While rolating the probe ¢a thut vll inaide
surfsces will be rinsed with 0.3 N ViNG,. €t

- the probe wnd squizt &1 N HNO, i ita

upper and. Let the 0.1 N HNO, draiz brom the
lower end inio the sumple contutne:r. The
tester nuay une 2 glass funnel 10 2.0 i
transfernog bquid washes to the tontaanes,
Follgw the nnve with & probe brucic il the
probe i su inclined pounon wjuote v -
HNG, into the upper end of the probe we Yo |
prohe Lrush is being pushad withh o tnclug
scison throuyh the probic, hold e v
container undcruceth the lawar eond o! e
probe and catch uny 61 N 1IND, anlauple
matier that 13 brushed from the prote Hus
the brush through the prabic Unree ines ur
»mare prul no vimlte I-IlllplL‘ mattrt o Couzted
out with the 01 N HNQ, and naee Reiaie un
the probe liner on visual mepectinns Vean L

h-.‘s



stainless steel or other metal probes, run the:
brush through in the sbove prescribed
manaer af least 3ix ines, sincy metal probes
have small crevices in which sample mattee
can te eatrapped Rinse the brush with0.1 N
HNO; and quantitatively collect these
washings in the sample container. Alter the
brushing make o finai nnse of the probe as
descnbed above.

It is recommended that two people clean
the probe to min:mize loss of sample,
Between sampling runs. keep brushes clean
and protected from contzmination.

Afterinsuncg that all joints aze wiped
clean of silicons grease, brush snd rinse with
0.1 ¥ HNO, the insnrde of the ront hall o the
filiee holder, Brush and rinse each suface
threa times or mure, f needed, to remove
via:ble sample matler, Make 8 Lnal dnse of
the brush and filtee holder. Afterall 0.1 N
1IN0, washirgs end sariple matter are
collected in Ui sample container, lighten the
11 on the samp!e container so that the fluid
will not leak out when it is shipped to the
luborstury. AMark the beight of the fluid level
to determunc whether leakage occurs during
transport Labe! the cantainer to clearly
idenliiy 1ls conlests -

523 Coriuier Na 7 (Silica Gel). Check
the color of 1nc indizabeg sudica gel to
determine if 1t has beea completely spent and
Muhe o notauon of its condition. Transfer the
silica ge! freea the fourts impinger te the
vritenal contuiner and seal. The tester may
uie a fonpel to povs thu sdica 3r| anda
rubiber policeman o remave Be silica zel

om the impinger I3 not Decessaly lo
.etnove the arrai! amount of paricies that
may sdhere to the wals and are difficuli to
remove. Since the ga.n in weight s lo be used
for mcisture cal'cuistions. do notusa any
waler or other hyu:ds to transfer the sihica
gel U a balance 13 availabie in the field, the
lester may {5!!'ow procedire for Container
No. 3 vnder Secnen 5.4 (Analyns).

5.2.4 Conioiner No 4 (Umpingers). Due to
the large quantity of hgud invoived, the
tesfer may plece Cieicipinger solutions in
several containers. Clean each of the first
three impingess and connecting glasswars in
tho following manne~ -

1. Wipe the imp:nger ball [oints fres of
silicone grease and cep the joints.

2. Rutste and eg.late each impinger, so that
the imninger conzents might serve as 2 rinse
solution,

3. Transfer th= cartents of the impir.gers to
a 500-m! graduated cylinder. Remave the
oullet ball joint cap and drain the contents
throueh this oper:ng. Do not separata the
unpuigze parts linner and outer tubes) while
transfernng their cantents to the cy!i.-u.'Lr
Measwe the hquid volume 1o within 221
Alternatively, detemune the weight of H‘e
bapnd 10 withir: =03 . Recoed in the log the
volume or weight of the Liquid present, along
witl g notetro~ of any color or film observed
in the unpueger cateh, The hiquad volume or
worehil ity needed, alenyg with Ure sthica 2¢l
data, to caiculete the sluch gna moisture

alent {ave Methad 5, Figure 5-3).

L Trensfer tie contents to Contaimer No, 4

3 fyvte I atepa 3 and @ below, nenaure
ad reconid the tota! amonnt of 1 N JEINO,
vaed for ansing Poer approximately 30 ml of
0.2 N HXO, im0 each of the firat three

jropingers and agitate the Impingers. Drain.
the 0.1 N HNO, through the outlet arm of
each impinger into Cuntainer No. 4. Repeat
this operation o second time: inspect the
impingtrs for any abnormal condihinns.

6 Wipe the ball joints of the glussware
conneclir.g the impingurs free of silicane
grrase and rinse pach piece of glassware
twice with 0.1 N HNO, ; transfer this rinse
tato Contamer No. 4. (Do not rinse or brush
the glass-fritted [ilter suppurt) Matk the
height of the fluid level to determine v/hethier
leakage occurs dunng transport Label the
container to clearly idenufy ils contents.

§25 Dlanks. Suve 200 ml of the 0.1 N
HNO, uscd [ar sampling and clennup asa
blank. Toke the solution directly from the
boitlz being used and place into a glass
samplu container labeled 0.1 N HNO,
blank.™ .

53 Sample Preparation.

53.1 Container No. I (Filter). Cut the Llter
into strips and transfer the sirips and all
loose partizulate matier into & 125-ml
E-fenmeyer flask Rinse the petri dish with 10
ml of 50 percen:t HNO, to insure a
qlumjuuve transfer and add to the flask.
(\o!e I the total volume required in Section

533 is expected to exceed 80 ml, use a 250-ml-

Erdenmeyer flask in place of the 125-ml flask.)
53.2 Contoiners No. 2 and No. 4 {Probe
and lopingers). (Check the liquid !evel in
Coolainers No. 2 and/or No. 4 and conlirm a3
o waether or nut leskage occwred dunng
transport: note ohservation on the analyus
sheel ) 0 noticeable amount of leakage had
occuTed, gither void the samaple or take
steps, subjest to the spproval of the
Adnirusirator, to adius! the fral results.)
Comb:av the contents of Contatners No. 2
and No. 4 und taks to d-yness on a hot plata.
§3.3 Sample Exoaction {or lend. Baaed on
the approxiraate stack gas pasticulate
concectratcn and the total volume of stack
gas sampied. esnmate the tota! weight of
partcuate sample collected. Then transfer
the residue from Containsrs No. 2 and No. 4
to the 125-ml Erlenmeyer flaak that containg
the flter using rubber pol:zaman and 10 ml of
50 percent HNO, [or every 100 mg of sample
collected in the train or a minimum of 20 ml
of 50 percent HNO, whichever is larger.
Place the Erlenmeyer flask on a hot plate
and heat with periodic stirring for 30 min ata
temperature just below boiling. Uf the sample
volume [alls bulow 15 ml, add more 50 :
percent HNCL. Add 10 ml of 3 percent HVO,

- and contirue heating for 10 min. Add 50 @l of

hot (80°C) deiunized distilled water and heat
for 20 min. Remove the flask from the hot
platz end alluw 10 cocl. Filter the sample
through a Millipore membrane filter or
equivalent and tronsler the filzace to 8 250-
wl volumetric flask. Dilvte to volume mlh
deionized distlied water.

53.2.4 Futes Blank. Determine o Bilter blank
using two filters from each lot of fNlters used
in lhe sampug teain, Cut each filtes inlo
strips and plece eazh hlter in & sepnrato 125
ml Erlenmeyer fiask. Add 1S ml of 59 percen!
HNO, and trest as deseabed in Section 8.3
using 10 m! of 3 petcent 1,0,y and 50 mi of
bot dewrazed distilled wates, Bilter snd
dilute 10 ¢ 102! volume of 100 i using
dewnized diszilted water.

3.3% 01 MHND, Blark. Take the entite
200 ml of 0.1 N HING, to ¢ryness on a sfeom
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bath, add 15 ml ol 50 percent HNO,, and trvat
8s described in Seclion 5.3.3 vsing 10 ml of 3
percent H,QO, and 50 ml of hut, deromized
distilled water. Dilute to a total volume of 100
m! using deionized distled water. *

5.4 Analysis,

5.4.1 Lead Delerminstion. Calibrate the

" spectrophotometer ns described io Sectlon 8.2

and determine tha sbsorbance lor each
source sample, the filter blank. und G.I N
HNO, blank. Analyze each sompic threw
times in this manaer. Make sppropnate
dilutions, 23 required, o bnng vll sample Pb
concenirations into the linear pbsorbance
range of the spectrophotomster.

1 the Pb concentration of a somple Is 8t the
low end of the calibration curve and high
accuracy is required, the samplv can be taken
lo dryness on a hot plate and the residue

"dissolved In the appropriate volume of wuler

10 bring it into ths optimum N.lnsd of ths
calibralion curve.,

.5.4.2 Mandatory Check for Matrix Effects
on the Lead Results. The analysis for Pb by
stomic absorption is sensitlve lo the chzmica!
composiion and to the pbysical p:opertics
[viscosity. pH) of the sample [motnx effecta).
Since the Pb procedure described here will be
applied 10 many dilferent sources. many
sample matrices wall be encountered. Thus,
check (mandutory} at least one samp!e from
each source using the Method of Adc.tuns to
ascertain that the chemical compos:i:en and
physical propertizs of the sample dic nst
cause erronsous analyhcal rexells.

Three acceptable "Method of Addinons™
procedures are described i the Ceners!
Procedure Sectian of the Perhia E!mer
Corporation Munual (see Citaton 323 i the
tresul!s of the Method ol Adcinons precedare
or the source sample do not agsee within §
percent of the value obtained by the
tonventional atomic absorption analyyis,
then the tester must reanalyze all saxpics
from the source usirg the Mctbod of
Additicns procedure.

54.3 Container No. 3 [Sillza Cell. Tha
tester may conduct this step Iz the field.
Weigh the spent silics gel {or silica ge‘ plus
impinger) o the neurest 0.5 g: record s

‘weight.

8 Colibration,

Maintain a laboratory log of all
calibrations. .

8.1 Sampling Train Calibeation. Calibrate
the sampling truin comzonents accordisg o
the indicalcd sections of Method 5: Prode
Nozzle [Section 5.1); Pltot Tube (Sccean 5 2%
Melering System {Section 5.3); Probe Meuter
(Section 5.4): Temperaturs Gauges (Sectan
5.5). Leak-Check of the Metering Sys:ea
{Section 5.0} and Buromcter (Sechion $.7).

8.2 Spectrophotometer. Messuse ihe

sbsorbance of the standard soluucny waing

tke instrument scttings reconmended By the
spectrophotometer manufactuser. Rescat
until good opreermnent {3 percent] is
obtaincd betwesn hwo consecuine reaiings.
Piot the absurbuncy [y-axia) veraus
concezntrotion in g Pb/ml {x-vxiaf. Craw of
compute 4 straight hne throwgh the foieae
poctiun of the cutve. Do ot fosce the
calibration cuive thiough 2ero, bul \"‘*
cusve dors not puss through the uzg: ot at
lenst he closer 1o e ongan then v ch

3
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* corbance units, check for incorrecily
sared siendards and for curveture in the
vahLralion cusve. ’

To delermine stebility of the cslibration
curve. run a blank end a standard efter every
five semples and recalibrate, us necessary.

7. Colculotions.

7. Dry Gas Volume. Using the deta‘from
this test, calculale Van.e. the t0tal volume of
dry gus metered corrected to stendard
conditions {20°C and 760 mm Hg). by vsing
Equation 5-1 of Method S. If necessary, adjust
Vot for leakages as outlined in Section 6.3
of Method 5. See the ficld data sheet for the
aversge dry gas meler temperature and
#verdge orifice pressure drap. .

72 Vslume of Waler Vapor and Moisture
Cunleat. Usug dula obiained in this test and
Lquutions -2 and 53 of Method 5. colculate
the volume of water vapor Vaug and the
maisture conient B., of the stack gas.

7.3 Tuwtal Leud 1n Scurce Sample. Fer each
source semple correct the average
absorbence far the contrnibution of the filter
Llunk and the 0.1 N HNO, blank. Use the
" calibration carve and this corrected
absorbance 1o detormine the ug Pb
concentratioa in the sample sspirated into
the sprcirephotometer. Calculale the 101al PS
content C'p [in u3) in the original source
sariple: correct for ell the dilutions that were
ciede to bring the Pb cencentration of the
san:gle 1ntc the linear range of the
raectroghatoceler.

7.4 Lead Concentration. Calculate the
stack gos Pb concentration Cp,, in mg/dsem
a3 follows:

Cn' K &—
Vaiw

Where:
K =0001 mg/pg for metric units.

=2.205 Iblug for English units.

7.5 Isokineuc Vuriation and Acceptable
Resulls. Same az Method 5, Sections 6.11 and
6.12, respechively. To calculate v, the average
stach gas velocity, use Eguation 2-9 of
Methou 2 end the data from this ficld tes),

8. Alitarnotive Tesi Methods for Inorganic
Lead.

8.1. Simultaneous Determination of
Particulate end Lead Emissions. The tester
may usc Method 5 lo simultaneously
dciermine Pb provided that (1) he uses
acetone to remove particulale from the probe
and inside of the filter holder as specified by
Method 5, (2} he uses 0.1 N HNO, in the
impingers. [3) he uses a glass fibar filler with
1 low Pb background. and {4} he treats and
analyzes the entire train contents, including
the impingers, for Pb as described in Section
5 of this method.

8.2 Filter Location.“The lester may vae a
filter between the third end fourth impinger
prov:dzd thal ke includes the filter in the
analysis for Pu.

83 In-e1ack Fdier. The tester may use an
in-s1ack hlte: provided ti:a1 {1) he uses a

glass-lined probe and «t least two impingers, -

each conlaining 100 m! of 0.1 N HNO,, slier
the in-stack lilter and [2) he secovers ond
snalyzes the probe and Impinger contents fur
Pb. Recover sample from the nozale with
acetone if g parhiculule snulysais is 10 be .
made.

9. Biblioyrophy .
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8.5 Same as Method 5, Citauons 210 §
snd 7 of Section 7.

L] - - e *

(Secs. 111, 114, and 301(a) of the Cleun Air
Act as smended (42 U.S.C. 7411, 7514, wnd
7601({a}})
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Federal Register / Vol. 49, No. 166 { Friday. August 24, 1984 { Rules and Regulations -

" [AD-FAL-2620-3]

ENVIRONMENTAL PROTECTION
AGENRCY

40 CFR Part 60

VRS
Standards of Performance for New
Stationary Scurces; Reference
Methods; Revision to Method 12 for
Inorganic Lead To Add a Method of
Additions Procedure

AGENCY: Emnronmemal Protection
Agency (EPA). - -

* ACTION: Final rule.

» =~ tulemaking does not impose any :."
- * hdditional emission measurement ="

_. rule will not have a significant economic
"' impact on small entities because no

‘' additional costs will be incurred. This
requirements on facilities affected by ... rule does not contain any information
this rulemaking. Rather, this rulemaking _.'-coTleclion requirements subject to OMB
adds a supplementary analytical < review under the Paperwork Reduction
procedure lo & test method that would - Acl of 1980 U.S.C. 3501 et seq.

apply irrespective of this rulemaking. " .. Jhis rulemaking is issued under the
This addition is necessary because lhe authonty of sections 111, 114, and 301(a}
supplementary analytical procedure, :» . of the Clean Air Act, as amended (42
which was previously cited by the =277 U.5.C. 7411, 7414, and 7601(a)).

_E;e;h;?; elr:c:,m suitable for mcorporahqg "l.isf of Subjects in 40 CFR Part 60

; “Air pollution control, Aluminum,
Public Participation _Ammonium sulfate plants, Asphalt,
The revision was proposed aud = {

'KD .
SUPPLEMENTARY INFORMATION; This _ _

ln-._

SUMMARY: The purpose of this action is

to promulgate a revision to Method 12
for inorganic lead of Appendix A of 40
CFR Part 60 to include a method of
additions procedure, which deals with
the resolution of any possible -
interferences in-the lead analysis. This
Tevision is necessary because it has
been determined that the method of

additions procecures previously cited by
Method 12 may not be readily available
to the analyst, and were not suitable for ]
incorporation by reference. This revision

was proposed in the Federal Register on ——The docket is an organized and

December 12, 1983 (48 FR 55395). No

changes in the revision have been made

since proposal. as no comment letters
were received.

EFFECTIVE DATE: August 24, 1984.

Under section 307(b)(1) of the Clean ,, _‘_The docketing system is intended to_
Air Act. judicial review of this revision _

is available on/y by the filing of a -

published in the Federal Register on’ _
December 12, 1983 (48 FR 55395). The

opportunity to request a public hearing’ ==Jrgn, Lead, Metals. Metallic Minerals,

was presented to provide interested - ~Motor vehicles, Nitric acid plants, Paper -~
persons the opportunity fororal =" .".=."and paper products industry, Petroleum,
presentation of data. views. or .- < " Phosphate, Sewage disposal, Steel ;
arguments concerning the proposed :Z:_._.Syffuric acid plants, Waste treatment !
revision, but no person desired to make =533 disposal, Zinc, Tires. Incorporation .
an oral presentation. The public - - "= "by Reference, Can surface coating,

comment period was from December 12, _. ..Su]func acid plants, Industrial organic -

1983, to February 27, 1984. No comment chem.lca]s Orgamc solvent cleaners,

letters were recewed i

Docket

complete file of the information = -1 == :Dar.ed. A'-‘S“" 2.1984.
considered by EPA in the development : “oAlvin L Alm,

of this rulemaking. The docket is a Amag.‘.dn-r.msm:zur
dynamic file, since material is added

throughout the rulemaking development. PART 60—{AMENDED]

.40 Part 60, Append: Method
.allow members of the publicand -~ - °: CER Part ppendix A. Metho

) mended as foll
“industries irvolved to identify readdy L 12.'1“-3;!::2;“;5::“:: ; 42 to read as

petition for review in the U.S. Court of - mtdlllfgcat:l d°°‘§“§.1’."5n’° %hat ‘h:g’l c:: - follows: E
Appeals for the District of Columbi . 1.3 intelligently and effectively particip _-

Q‘;‘c’m, within §0 ‘;s;y’ oi? mdc;lyux:: _l:__ in the rulemak:ng process. Along with - " $§5.42 Check for Matrix Effects on the : ,
publication of this rule. Under section ¢ the statemext of basis and purpose of R ' :

307(b)(2] of the Clean Air Act, the

requirements that are the subject of -~

today’s notice may not be chal‘enged
later in civil or criminal proceedmgs
brought by EPA to en!'on:e these zx

requirements. -

-J (34

N
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ADORESSES: Dockel. A dockeL number
A-83-38, containing materials R
considered by EPA in development of

the promulgated rulemaking, is available

for public inspection between 8:00 a.m.
and 4:00 p.m.. Monday through Friday,

at EPA’s Central Docket Section (LE- -

131). West Tower Lobby. Gallery 1, 401
M Street, SW., Washington, D.C. 20460.
A reasonable fee may be charged for
copying.

FOR FURTHER INFORMATION CONTACT:
William Grimley or Roger Shigehara,
Emission Measurement Branch,
Emission Standards and Engineering
Division {MD-19), U.S. Environmental
Protection Agency, Research Triangle
Park, North Carolina 27711. telephone
(919] 541-2237.

..~ EPA responses to significant comments,

v

Wy .'.-

< the proposed and promulgated rule and < Since the analysis for Pb by atomic ~ - i
Z absorptmn is sensitive to the chemical ’

" the contents of the docket will serve as  -.composition and to the physical

-2 the record in case of judicial review . __ _pm_perhes {viscosity, pH) of the sample h
: {Section 307(d)(7}(A)). - - lmlaetnx effects). tklxe farrt:alyst t:slzxall check - . l
: e '-‘-‘-_':' “atleast one sample from each source . - ° "~ !
. Miscellaneous -~ - Tusing the methocl;of additions as T
~:-: Under E.xecutwe Order 12291, EPA 2.3 follows:

o mus! judge whether a regulation'is . :Add or spike an equal volume of :
“major” and therefcre subject tothe . ° - jtandard solution to an aliquat of the g i
requirement of a regulatory impact . .° " -‘sample solution, then measure the - !
analysis. This regulation is not major :- absorbance of the resulting solutionand <~ ;

because it will not have an annual effect . the absctbance of an aliquot of s el
on the economy of $100 million or more: " ypgpiked sample. < :

it will not result in a major increase in Next. calculate the Pb concentration

costs or prices: and there willbeno , ¢ in pg/ml of the sample solution by
_significant adverse effectson .- using the following equation:
competition. employment, investment, .
productivity innovation, or on the ability

of U.S.-based enterprises to compete A,

with foreign-based enterprises in c=C, — Eq. 1241
domestic or export markels. This A-A,

regulation was submitted to OMB for . .

review under EO. 12291. Whese

Pursuazt tg the provisions of 5U.S.C.

C.=Pb concentration of the standard
605{u). 1 hereby curtify that the attached

soiution, pgf mi.
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rate tables, which are proposed -~ .7 -
amendments 1o the International Mail -
Maunual [incorporated by reference in
the Code cf Federal Regulations, 39 CFR
10.1), and which are to become effective
on the date service begins. No
comments were received. n
Accordingly. the Postal Scrvice states
that it intends to begin Express Mail
International Service with Norway on
Oclober 23, 1924 at the rates mdncaled in
the table below.-

List of Subiecis in 39 CFR Part 10

Postal service. Fore:gn relahnns N

NORWAY. --Exmsss Mu hn'mu‘nocw.

(2 US.C. 401, 404, A07) S e T .
W. Allcn Senders, ) o J
Associote General Counsel, Office of Ceneral
Low and Adm:nistrotion.

[FR Doc. 94-25247 Fibed 9-21-84, 8:45 am]

BALNG CODE 7710-12-M

ENVIRONMENTAL PROTECTION
AGENCY

40CFRParté0 - - T
|AD-FRL-2620—G]

Shndards of Perforrnance for New . ...
Stationary Sources; Reference - .- .
Methods; Revision To Method 12 for
hmcLudToAddaMethodof :
Additions Procedure

Con'et:ban P e
lnFRDoc.M—Z‘llSlbepnnmgonpage

- 33842 in the issue of Friday, August 24,

1984, make the following correction: In
column three, the equation at the bottom

of the page should read E
P e A L G "
_cs ‘__ _cl r'; ._Ts .

BLLING CODE r505-0r--a

g ICGO 79-023]

et ——]

'DEPARTMENT OF TFIANSPORTAT!ON
Coast Guard -+ - . ..

4

46 CFR Part 170

N &:bdtwson -nd Stzbﬂlty Flegulaﬁons :

AGENC\" Coast Guard. DOT.
ACTION: Final rule; correction. -

- . - Seawce | -
Cassiom designed serwce * 2 On derarct service 3 | .,
Up 10 and mcaring  ~ Up 10 nd schuting -+,
Pounds - Rawe Pounds Rate
N R - .
1 [} F I
2 nrj2 xan
3 E YR 710
4 |wia ~ 130
5 28015 3400
.. 4650 |8 3.5
7. | s0.2017_._~ | 220
[ ] e inwis - - -~ 4590
? sSeo s - 48.80
Ww__ . Tsixojvo__ 5313
M lWw|w______ | S7W®
2 - imMj__ . lea70
| | IS iy 7 )} - S V)
AL JRSLIENLIAIE | ) T SM——— O] ]
L[ S . V. P T 4 ne,o.
6 _ - '®msolw___ - ! 7580
17 wx' | ma
|| J——Ty .1 N NE— T
w__ L %4011 | 86.50
f— T ] 9030
| I—— . X B ] | 9400
2 TOSTY 2 770
n }109.40 ' 22 101 40
[ —— L1 | VE—— L T. ¥ 1.1
Bl VB0 I 10880
o s0'w __ lnaso
T M 11620
[ J——— R, SE— T Y]
™ - is0,2 . 12380
0 . 1353030 112730
n ;tneu::h *31.00
2. 14270 | 32 134.70
) el B 2040~
71 - Jis5ar0 ;e 1210
»_ - dwmeofs - liswot
8 s {95750 |36 s 14950
e o W\0.x_____—  hayx
e TR [0 D —— D e
w0 leseoize_____ l1e080°
40, Yoa - hnn‘m ~ crm . 1“.”
- 10004 I — Y
@ __ r el L
a_ _ ___wwoly - 17540
4 4 m.wi .10

'Asies in thm Whie wv agoicable © each pwce of
oot Custos Dasgned Exrvess Med tr300ed under a.
Wmumhnmr

. Atransmittal letter making these it
hanges in the pages of the International
Mail Manual will be published in the * * ¢
Federal Register as provided in 39 CFR
10.3 ard will be transmitted to
subscribers automatically.’

' Discussion of Correch:m

‘SUMMARY: This document corrects three _
incorrect definitions in the final rule .- _
issued November 4, 1983.. .- -
FOR FURTHER INFORMATION CONTACT:

Lt. Albert W. Horsmon Jr., Commandanl_
{G-MTH-5/13). Rocm 1308, U.S. Coast - .
Guard Headquarters, Washmglon. D. C.

. 20593, (202) 426-2187. ©. . : .

2 . ]

R

§ 170.170 (Amended] —_— s
1 In the Federal Regxslur of ‘\lovember 4

" 1983, page 51014, some definitions for ¢

the coefficient P in the inequality
defining GM in § 170.170{a) are incorrect
due to typographical errors. The second,
third. and fourth del'mhons for P are
corrected toread: @

P-.na5+(!.ll:|09)’melric lonslm' ... for
ocean service, Great Lakes winter
service. or service on exposed waters.

TV . o

PE— ——— ———, v * -

P=.0033+ {L/14.200)* tons/f1? . .. for Great
Lakes summer scrvice or service on ol
partially protecied waters. . L

P=.0368+ (L/1309)* metric tons/m*. . . fw
Great Iskes summer service or service on
partially protected walers.

Dated: Septcmber 18, 1084,

Clyde T. Lusk. Jr., - :

Rear Admiral, US. Coost Guard. Ch:ef Oﬁ'lce

of Merchant Marine Safety. =

[FR Doc. $4-2512 Pied 9-21-84: 84S unl .

-u.meontaao-u- Tt

»

FEDERAL COMHUN!CA“ONS
COHM!SSION

St l )
AmendmentofParH oﬂheHules

Concerning Practice and Procedm h o
the Pﬂvate Radio Servlm

AGENCY' Federa] Commumca ﬁom-
Commission, -~ - : - G

ACTION: Final rule:’ comchon. TTTRAT.

SUMMARY: This document corrects an® -

error in the Appendix to an amendment -

of the rules of practice and procedure i Iﬂ -

the Private Radio Services. - - - -~ =

FOR FURTHER INFORMATION CONTACT: :i{ 3
Robert DeYoung, anate Radm Bureau.
(202) 632-7175 .- _

Mary Beth Hess, ana(e Rad.m Buxean.
(202) 6342443 ‘. .

surnmmnm_r wrorMATION ;- _"_g =

Ercatum -= -~ ¢ - ";T..-_'-.: .'\.=;'.:'_ t

. Re]ened: Seplembcr‘x? o84 b e

Ic the matter of amendment ofPan 1of thg
Rules concermning Practice lnd Proczdu.'e m -
the Private Radio Services. - --!

J—- - -~ -«

-

On tuly 24,1984, the Comnussmn : ‘_;
released an Order (FCC 84-323) (August
2. 1984, 49 FR 30943) in the above--
captioned proceeding. Section 1.925({f), G
{g) and (h} were printed incorrectly in 1.t
the dﬁ.uppendnx. Those paragraphs should
rea

o ¥

51.9'.‘.5 Appﬂnﬂnn'otspechl&nwm
authorization, temporary permitor -~ — T
openﬁng

E S - TN :5

e SERLNEI

(f] An'a'ppllcant for a Ship Radio " *
station license may operate the radio 3= 2
station pending issuance of the ship =
station authorization by the Commission™
for a period of 90 days. undera _.
temporary operating authority, '™+ > %
evidenced by & properly executed -
certification made on FCC Form 506-A. -

‘8) An applicant for a Business Radio
station license utilizing an already ~:— >+
authorized facility may operate the ~. . .
radio station for a period of 180 days. - --
«£ider a temporary permit. evidenced by

.'4...._

T

R

e e g v e AT P IOV
. [ . .
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'.ytb: A—Relereoce Matbeds

f¢thod 12. Duterprinatios of Liorganic Lead
Liainsions Frum Stationary Sowrwes

1. Appliccbility end Principla.

1.1 Applicabiiity. This metncd agplies to
g defermination ¢f inorganic iead {Pb)
~isiona from specified stalionary sowrces .
Ly,

1.7 Pringipic. Particulate and gaseous Pb
rusaions wre withdiawn isokicetically from
‘¢ azurce end collected on a hlter 2nd In

tuky almic 2eid. Tha collected sumnples are
.peated in zcid soletion and aanlyzed by
. nic sbrurplion specremelry using #o air
s stylere flara-,

2. Rasye, Sensitivity, Fradision. and

‘ericranees. -

Rauge. For 8 minimum aoalytical
_ceziry of 1€ porcent, tha lower limit cf
- tange is 100 pa. The upper luc'l con ba

e iderebly eatonded by diiuzon.
22 Arsiytical Sensutivity, Typizal

-silivities for a 1-percent change in
“.orpiion (C.0044 sbsordance enuls) are 0.2

2.5 ug ML/ mi for the 217.0 anu 283.0 nm

<8, respecively. : : :

- -
-

2.3 Precision. The within-laboratory
precision, &3 medaured by tho cocfficient
varistion ranges from 0.2 10 9.5 percent

of

talstive (o a run-mesn concentradon. These

valuea were based o 10sis conducted at
groy iron foundry, a lead storuge banery
menufacruring plant, » secondary lead
smelter. and a lead recovery furnuce of a
alkyl lead manufacturiag plant. The
concentraticns encountered during these
tests ranged ‘rom 0.61 10 123.3 mg Pb/m?>.
2.4

n

Inlerferences. Sempls mutiix etfects
may interfere with the analysis for Ph by

flama atomic absorptivn. I tkis interfurunce-
is suspected. the analyst may confirm the

presence of these matrix effects and

frequently eliminate the interference by uaing

the Meihod of Staadard Additionz.
High concentrations of copper mey

intarfure with the acalysis of Ph at 217.0 . .

This interference can be avoided by
analyzing the saraples at 2813 nm.
3. Apporcius.

3.1 Sampling Traln. A schematic of the

sampling train is shown in Figure 12-1: it

similar to the Method 5 train. The sampliny
train corsists of the [ellowing compuncnis:

2.1.1  Probe Nozzle, Pribe Liner, Pilot -
Tube, Diflerential Pressure Cauge, Filter
Holder. Filler Hes ting System, Melcring
System. Barometer, and Cus Density
Determinslion Equipment. Sume 83 Method 5,
Sections 21.110 2.1.8 and 2.1.6 10 2.7.10,
respectively.

3.1.2 lmpingers. Four impingers cennected
in series with leak-free ground gluss fittings
or any slmilar lewk-free noncentuminating

-fittings. For the lirst, third, ¥nd fourth
inipingers. uce the Creeaburg-Smith design,
modified by replacing the tip with 2 1.3 em
(¥ in.} ID glass whe extending to ubqut 1.2
<m (% in.) from the botiom of the flash. For
thz sucond impinger, use the Greenbury-
Siith design with the standard tp. Pluce a
thermometer. capablr: of measuring .

, lemperalure to within 1°C (2°F) st the outls:
of the fourth impinger for moniloring
purposes. . .

&

TEMPERATURE SCNSOR
. ~ |
”T)iﬁ"— 1. pnoge
. il il .
L ] : \GTA  THERMOMETER
STt jemeenaTure OATE0F " . THERMOMCTER
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PITOT TUBE : FILTERNOLDER. / : v
; / e ,V__,/ VALVE
PROBE STACK AN '
= . : 3. VACUUR
_ / il el M Jﬁ . Line -
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|_/ |
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12 Sample kccoverrThe following itcms
are necded:

321 Probe-liner end Probe-Nozzle
Brushes, Petri Dishes. Plastic Storage
Cantainers, and Funnel and Rubber
Policeman. Seme as Method 5, Seclions 221,
224, 22.6. and 227, respectively.

1.2.2 Wash Dottles, Glasy {2). .

2.2.3 Sample Stocaye Containers.
Chemicelly resistact. boresilicete glass
bottles, for 0.1 mit acd (HNQ,) impinger
snd probe soluGony and washes, 1000-mL

Use scyew-cap linurs thol sre evther rubber-

backed Teflon” or leak-Eee and resistant to
chemical Lltack by 0.LN HNO,- (Narrow |
mouth glasu bor'es tave bern (ound ta be
lcss prone to leehage.}

324 Graduated Cylindet and/or Balance

To measwe condenzed woter to within 2 ml
or1g Use a gndused cylinder that has a~
minimum capacity cf 500 ml and .
sebdivisions no greater than 5.l (Most

lobocatory baiances ace capable of weighing

to the nesrest L2 - g o less)

3.25 Fucsel T us_icu..msnmp.lz
fecovery.

33 ApalysisJhe (al]omng equpmcn!.h
necdeds .

331 Alomiz Ahserplicm
Sp..c.mpho.cmc'c' With fead lmdnw
cathode lamp and buzasr [or airfucstylene
n'-u'-u. . "

332 Hzululx

233 Lrlenzeves Flavks 125- &’4/405.

3.34 Membrsae Sloesthlillizore SCWPO

wwIUd e enuivaient.
.25 Futraticu Apparstes. Milipore
, vacuum fUlraron uniy or equiviieat, for use
with the above membrance Qiter.

336 Valusewic Flasky. 10G-ml 2
and 1000 ot

4 Hoeageni

4.1 Sumpling The reagents used in
sempling ste as follawrs:

4.1.1 Filter. Gelinan Speczro Grade. R::vc
Angel 93 AH. MSA 1208 BHL sll wath lot -
assay for Pb. ar other high-purity glass fiber
filtees, wnhuutoma"xc binder. exhibiting at
least 9895 percent eTciency (<0.05 percwmt
penciration] an 0.3 micror dioctyl phithalufy
smake paricles. ConZucs the Blter efficiency
teat using ASTME Standurd Method D 298071

50-rml,

- o us lest dats [rom the suppliec’s quahty

control program.
4.1.2. Silica Gel. Crushed lce, and

Stapcock Crease. Same v Methad S;Secllnn.

31.2, 3.4, and 31.E respectively.

413 Wores, Deisnized disalled, to
confonn lo ASTM Sgezificetion D 1193-74,
Type 3. 1f lngh conczntranons of evganie
matler amc not upe:::d t be present, the
analyst may dddete the putassium
perinungannts teat {3 oadizable orgonic
walicr.

14 Nimc Acd. 01 N Difute 0.5 ml of
conceaerated V0O, ta 1 hiter with detonized
Gisillegd swmtar, (11 miay be desituble to run
blanks befon: Beld uze te elinronte a high
blauk bo test senites }

4.2 Pretest Pepatavon. 6 N HNO, Is
nerelid. Daduie 37 m) of concertraicd 1INQ,
W1 er wath dewemaed distilled winter,

*Muntian al nade names of sprafic pranfucts
& v aur cumabiiute e ndunemeal by the U 5
Cnvirviuuesial Posocton Ageary.

4.3 Sample Recovery. @1 N HNO; [same-
33 4.1.4 sbave) i3 needed for enmupie recovery.

4.4 -Analysis. The lollowing reegents are -
needed for apafysia (use ACS rengent grade-
chemicals or eauivnlcn: ucless atherwise
specified):

441 Waiter. Same ay € 1.3 shave.

4.4.2 Nitric Acd Concentrated.

4.4.3  Nitric Acid, 50 percent [V/VE Dllult
500 m! of concentrated HNO, to 1 liter with
deionlzed distilled water. .

443 Siock Lead Standord Solution, 1000
pg Pb/ml. Dissolve 0.1558 g of lcad mitrate
[PLINO,}] in about 60 ml of deionized
distilfed weter, add 2 ml concentrated HNG..
and dilute 10 100 ml ml.h deionized distilled
waler,

4.4.5 Warking Loed Standards. Pipet 0.0,
1.0,20.3.0,.4.0, nndSOmloflhemckhld
standard solction (1.4.4) into 250-m}
volumetric Rasks. Add S m! of concentrated
HNO, to-eack flatk and dilute to voiume with
deionized disulled weter. These working
standards contairr 0.0, 4.0, 8.0, 12.0, 16.0, and
20.0 pg Pb/ml, respectively. Prepare, as
needed, additionnt standards st other
concetretions in w similer manner.

448 Al Soitable thry for atomic
ubsorpb.on analysia.

" 447 Acetyiene. Suitable goality for
atomic shsomption analyys,

4.4.8  Hydragena Peraxide, 3 pereezt (VVY
Dilute 10 m! of 39 percent H,0, 10 100 mf wrh
deianized disulled water.

S, Procedure, ’

51 Samgling. The complexity of this
method 12 m:b that, in erdes to obrin .
relinbie resulis, testers should be traed and
experienced wath the tesi procedures.

5.2.1 Pretest Preparanon. Follow the sacce

is cooling down us this would cresic a
vacuum in the filter holder, thus drawing
liguid from the impingers into the filter.

Before maving the sampling truin to the
clesnup aite, remave the probe from the
sapling train, wipe olf the sillcone grense, and
cap the open outlet of the probe. Br curciul
not 1o lose ¥ny condinzely thul might by
present. Wipe off the silicone yrewse from the
glasawore inlet where the probe wus lusienad
and cap the inlet. Remave the umbihica! coreid
from the last impinger and cap Uie inpingur,
The tester may use ground-glaas stoppers,
plastic caps, or serurmn caps to close these
openings.

Trensler the-probe and filter-impingusr

- assembly o s clesnup aren, which iy clean

genezdl procedure givea in Method 5. Secuza -

4.1.1, except the Elter peed not be weighed.
- 522 Prelimicary Determinavozs Follow
the saze geaeral procedure given in Method |
5, Seclico 112

513 Preparstion of Collection 'rmn. :
Follow the same general procedure givea In
Method X Section 4.1 except place 100 m]
of 01 HNQ. ic each of the fizst two
impiagers. leave e thind impinger empry.
snd transfas approximalely 200 to 200 g of
preweighed siica gel from.Ua cocuiner W the
fourth mpinger. Setup tka zaic ax shownin
Figute 12-1.

514 Leak-Cleck Proceduu:z. Fellow the
generalleakcheck procedures given [n
Method S, Sections 4.1.41, {Pretest Laak-
Check]. 43142 [Leak Chechs Ducng the
Samplz Runj, end L3, u(Po-( TestLeak-
Chech)- .

5.1.5 Sum;abr'g '[um Opcxu.‘ot-_ E'ollow

_the seme generwl procedure given in Methed

S, Sectiun 415 For each run tecasd the daza
required on @ Jate sheel such ve the one -
shawn iz EPA bethod & Figure 5-2

516 Calruleton of Rercent hokinetic,
Same as Methad & Section 41,4

5.2 Sunplc fieeovery. Uogm proper
cleancd provedure wa suan ac the probe is
pemovedd from the stack a1 the end of the
samplug peniod.

Alluw Uie probe b coal. When il can be
salcly kandlod, wipe off uli catcrnal
poruc.lzte cuatice newe the i of the probe
nurtlc sitd plece a cap overat Do not cap el
the prole tp Lgbty while the senipling en

and.protected from the wind vo thut the
chances of comemirmting or lowing Ju
sample ere minimized.

Inspect the trein prior to und during
disassembly and nole sny sbnormal
canditions. Treat the semples s faflows:

521 Contoimer Mo. 1 (Filter), Carciutly
remove the filter from the flter hoider und
plece it in its identified petri dish container. If
it is necessoty to fold the filier, do #0 such
thet the sample-exposed side is innde the
fold. Caretully transler to the petri dish wny
visible sample manier and/or filter hbers that
acdhere ta the filter holdzr gasket by unry 3,
dry Nyfon briste brush and/or » shurp- Ldl ol
blade. Seal the cantaizer.

522 Contgines No. 2 {Probie). Teicuy carn
that dust on the putsid? of the prob: or ciner
exterior sarfaces does nut getinte the
sample, queatitatively recover samnic mutter
of eny condensate from the probe nocrle.
probe finting, proke Hner, und Gront half of the
filter holder by washing thesu compoavcat:
with 01 N HNO, und placing the wush witn 3
glose sample siorupe contalaer, Meuwswre cand
record (10 the pearest 2-n) Lhe 10fu! ainuu:.!
of 0.1 N HNO, used (o7 each nns. etionu
the A1 N HNO? nrses #3 lollows:

Carefully remove the probe nazle nud
ninse the inside surfuces with 01 N HNOT
from a wasb bottle while bruskiog with a
stuinfeas steel. Nylon-beistle hruh Beush

- watil the 0.1 N HNO, rinse shows 0o visible

panticles, than make a final fose of whe inaice
surface.

Brush and rinss with 0.1 N HINO, the tnutdo
parts of the Swagalok fitting tn a swalar way
until no visible particles remain,

Rinsc the probe liner with 0.1 N HNO,.
While totating the probe ¢a thet vl! inaide
surfaces will be rinsed with 8.1 N 1iNO,. ult
the probe wnd squizt 01 N MNO, isiza its
upper end. Let the 0.1 N HNO, drain from the
lower end into the sample containe:-Tie
fester way e a gloss funnel tc 3id in
transfernog Lguid washee 1o e container
Follow the rinze with a prole Brucil Hald the
probe in sa inclined potihiow squui L.l -
HNO, inlv the uppet end of the prob v the |
probe Lruah is buisg pushed witlt o tm Ui
schion !hmul;!: 1he protiv; hald die sapsle
container underncath the lower asl w! e
probe and catch any 61 N IIND, 2ol sauple
matler that s Brushed from the probe ftan
thy biush through the penbe Bure Listtes ue
more untl no vaible sanmple matler w cursigd
wut with the U1 N HNO, wid oo poineia yn
tha prebe liner un viauel nupactioe Wy,

oy
& fe



sainless steel or other metal probes, run the-
brush theough in the above prescribed
maonace ot least 3ix tines. since metal probes
have small crevices in which sample matter
can te entrapped Rinse the brush with 0.1 N
HNO, and quantitatively collect these
washings in the sample container. After the
Lroshing mika o finai nnae of the probe as
described above.

ftis recommended that two people clean
the probe to minimuze losa of sample.
Between sampling nuns. keep brushes clean
and protected from contafination,

Aftermnaunng that all joints are wiped
clean of silicanys grease, brush snd rinse with
0.1 N HNO, the inaido of the front hslf of the
lilter holder. Brush and rinse each suface
th:ree times or more, if needed. to remove
vis:ble sample matter, Maks o [nal rinse of
the brush and liller ho!der. After all 0.1 N
18Oy washings end sample matier are
collected in e sample container, lighten the
Iid on the sample container so that the fluid
will not leak out when it is shipped to the
laburstury. Mark the beight of the fluid level
1o determune whelher leaxage occurs during
vacsport Label tbe contatner to clearly
identify 1Ls conleata -

5.23 Cortziner NVa 3 (Silica Cel). Check
the color of tac isdicaneg suica gef 1o
determene o it has beea completely speot end
tahe o notation of ils condinon. Tranafer the
sthcz ge! frem the fowrth impirger te the
vriv.ua! contuiner and seal. The tester may

use 3 funpel o pour thu sdics 3cl aada
- ruliber policeman lo rexmove e silica gel

om the impinger. It is not pecessary to
.emmovd the armgil amount of particles that
may «dheso o the walla and are dificuli to
remove. Siace the ga.o in weight is lo be used
for meisture calculations, do not use any
water or ather hqu:ds 1o tranafer the sthica
gel. If a balance s available in the field, the
tester may [ollow procedure for Container
Na. Junder Sachon 5.4 (Analyas).

S 2.4 Coniciner No. 4 (Impingers). Due to
the large quantity of hquid invoived, the -
lesler may place theimpinger solutions in
several containers. Clean each of the first
three impingers and connecting glassware in
the following manner, -

1. Wipe the impinger ball Jeints free of
silicone grease and cap the Joints.

2. Rutote and syitate each impinger, 90 that
the impinger contents might serve as a nasy
solution.

3. Transfer th= contents of the impirgess 1o
4 500-ml graduated cylinde:. Remove the
outlet ball juint cap und drain the conteats
through 1his opening. Do not separste the
impinger parts {inper and outer tubes) while
trunsfernng therr conlenis to the cylinder.
Measuse the Liguid volume to waittun =2 ml,
Alternattvely, dewermine the weight of the
liund 1o withan =0.5 5. Recard 1n the leg the
rolumie 07 werght of 1ho liquid present, elong
wath g nolsiion of any color or film obaerved
in e nngunger catch, The iquid volume or
wuiht 13 needed, along with the silica gel
Lata, 1o caleulote the stuch gns meoisture

ent (sre Method S, Fizu:e 5-3).

L Tronsfer the cuntents to Contyinor No. 4.

5 Hute. bnatepa 5 and 6 below, nensure
atud tecoril the to1a] sinonnt of 0.1 N HNO,
vaed for finsing Poue appruximately 30 ml of
11 N HNO, intn euch of the firat thoce

trapingers and agitate the [mpingers. Drain.
the 0.1 N HNO, through the outlet arm of
each impinger into Cuntainer No. 4. Repeat
this operation @ second time; in3pec! the
impingers for any abnarmal condiians.

6 Wipe the ball joints of the glussware
connechrg the impingers free of silicone
grease and rinse each piece of glassware
twice with 0.1 N HNQ, ; transfer this rinse
o Centaizer No. 4, (Do not rinse or brush
the plass-frized filter support) Mark the
beight of the Duid level to determine whetiier
leakage occurs dunng transport. Label the
container lo clearly idenufy its contents,

525 Dlarks. Suve 200 inl of the 0.1 N
HNO, used for sumpling and cleanup as e
blank. Toke the solution directly from the
bottle being used and place into a glass
sample container labeled “0.1 N HNO,
blazk,™

53 Snnple Preparation.

531 Canfamer No. I (Filtar). Cut the filter
ioto stips and transler the strips and all
loose partizclate malter into a 125-ml
E-lenmeyer Gask. Rinse the petn dish with 10
ml of 50 perceat HNO, to insure a
quanttauve tansfer and add to the flask,
[Note: Lf the tatal volume reguired in Section
533 is expected to exceed 80 ml, use a 250-ml
Edenzeyer Dask n place of the 125-ml flask.)

5.3.2 Conwziners No. 2 and No. 4 (Probe
and lmpingers). (Check the liquid level in
Coalainers No. 2 und/or No. 4 and confirm a3
to waether cr not leskape octwred dunng
tragcsport nate chaervation an the analyss
sheet If o netceoble ancount of leakage hed
ocoured, 2ither void the sample or take
steps, subjzz! ta the spproval of the
Adnuinisizacer, to adjus: the Fnal results))
Comb:za the content: af Corlainers No. 2
and No. 4 ar.c taks to dryness or a hot plata.

533 Sample Extraction {or lead. Baced on
the approxsrate stack gas particulate
concentraucn and the total volume of stack
gas samtied. esnmate the tolal weight of
parcculsts sample collected. Then transfer
the res:due from Containers No. 2 and No. 4
1o the 125.! Eslenmeyer Rask that contains
the filter using rubber policoman and 10 mJ of
50 percent HZNO. lor every 100 mg of sample
collected in the train or a minimum of 20 m!
of 50 percent HNO, whichever is larger.

Place the Erlenmeyer lask on a hot plate
and beat with peciodic stirving for 30 min ata
temperatura just below bouling. U the sample
volume falls below 15 ml, add more 50
percent HNCu. Add 10 ml of 3 percent H,0,

- and cortiruc hentizg for 10 min. Add 50 m! of

hot {80°C) deiunized disulled water and heat
for 20 min. Remove the flask from the hot
plate end allow to cocl. Fater tha sample
\hmugh 8 .\‘.:ll:pom membzane filter or
equivalent and tronsfer e filtracs 1o a 250-
ml velumetric flask. Dilute to volurme wnlh
deionized disnlied walter.

3.3.4 Filter Biank. Determine a filter blank
using two hl ers from each lot of filters used
in the sampi: g teain. Cut each filter into
strips and place eoch hlterin 2 sepusato 125-
mi E_rlcm:-ye.- fiask. Add 15 ml u( 5J percent
HONO, and treat as deaenibed in Section 3.3
using 10 ml cf 3 percent H,0, and 50 mi of
bot dewrized distilled wuu.. Frlicr and
ddule to ¢ toat \mume vl 100 ml uaing
deonized distiled walcer.

335 01N HNO, Blark. Take the entite
0 ml ol 0.UR HINO, 1o dryness on & steam

33

bath, add 15 ml of 58 petcent HNO,. and treat
as described in Section 5.3.3 vaing 10 ml uf 3
percent }{,0, and 50 ml of hut. deronized
distilled water. Dilute 1o a 1o1al volusne ol 100
mi using deionized disulled water, ~

54 Analysis.

5.4.1 Lead Determination. Culibrate the

" spectrophotomeier os described in Section 8.2

and determine tha sbsorbance for each
source aample, the filter blunk, und 0.1 N
HNO, blank. Analyze esch sampic three
limes in this manner. Make appropriate
dilutions, as required, 10 bnng vl sample Pb
concentrations into the linear nbsorbance
range of the specirophotometer.

If ihe Pb concentration of s sample Is 2! the
low end of the calibrstion curve and high
accuracy is required, the samplu can be taken
lo dryneas on 8 hot plate and the residue

"dissolved in the appropriale volume of water

to bring il inlo the optimum rungu of the
calibralion curve.

54.2 Mandatory Check Ior Matrix Elfects
on the Lead Reaults. The snolysis for PL by
atomic absorpron is sensillve to the chemical
compositon and to the physical propectics
{viscosity. pH] of the sample (matnx ¢Flects).
Since the Pb procedure described here will be
applied 1o many different sources. many
sample matrices will be encountered. Thua,
check {mandutory) at least one sarople from
each source using the Method of Addiwns to
ascertain thal the chemicsl compas:t:on and
physical prapertizz of tae 3a:nple dic not
cause erroneous wnalytical reaudts,

Thres acceptatble "Method of Additions™
procedures are descnbed in th: Cencsal
Procedure Secuion of the Perhin Efmur -
Corporation Munual {see Cltation 9.1} If the
resul!s of the Method of Addinons pracedurs
or: the source sample do not sgree within 5
percent of the value obtained by the
conventional atamic absorption analysis,
then the (ester must resnalyze all sancples
from the source using the Method of
Additens procedure.

5.4.3 Contuiner No. 2 (Siliza Cel). The
tester may conduci this step {n the fu:ld.
Weigh the spent silica ge! {or silicu ge! plus
impinger] W the neurest 0.5 g2 record thiy

‘weight,

8. Colibration. .

Main!ein a laboralary log of all
calibrations. .

8.1 Sampling Train Calibration. Calibraty
the sampling Irain comizonents according to
the indicated sections of Method 5: Probe
Nozzle {Section 5.1); Pitot Tube [Scction 5.2);
Mzetering System {Sectian 5.3} Probe Heuler
(Section 5.4 Temperature Gaupes {Section
5.5): Leak-Check of the Metenng Systen
(Secuion 5.0); and Barometer {Scetion 5.7).

8.2 Spectrophotometer. Measure the

sbsorbance of the standard soluucns using

the instrument settings recemincended by the
speclrophotometer manufactuzer, Repeul
until good apreement (23 percent] iy
obtained between two consecutive reilingy.
Plot the absorbunce |y-axia) veraus
concenirstion in pg Pb/md {x-uxis). Devw or
compute & siratght ine throu sh the hacer
portion of the cuive. 1u not futue the
calibrahon cuive tuough zero, bui i the
curve dusa not pa3s threugh the uron o at
lenst hie closer to the ongun thea oot

75
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* tatbance units. check for incorrectly
Jared slandards and !or curvafure in the
.,-hluuhon cusve.

To determine stebility of the calibration
curve. run a blank und a standard elier every
live sumples and recahibrate, 80 necessary.

7. Coleulotions.

7.3 Dry Css Volume. Using the detefrom
this test. calculsie Vanes the 1013l volume of
dry guy meicred corrected 1o stendara
condtions [20°C and 760 mm Hg). by using
Equstion 5-1of Method 5. If necessary, adjust
Ve for leakages as outlined in Section 8.3
ol Method 5. Sere the ficld dula sheet for the
averuge dry gas meler tempersture and
sveroge orifice pressure drop.

7.2 Valume of YWater Vapor and Mms!u!e
Cuntent. Using duta obtained in this test and
Lyuations 52 and 5~3 of Method 5, enleulate
the solume of water vapor V) and the
munsiure content B, of the slach gas.

7.3 Tutal Lead in Scwrce Saaple. For each
source sumple cormect the average
ubsarbence [ar the contrbution of the fifter
blunk and the 0.1 N HNO, blank Use the

" calibratian curve and tis correcied

absorbance to delcrmine the uz Pb
concentration in the samgple aspirated into
the spectropholometer. Calculate the 1otal P
contunt C°w, [in pg!in the origical source
seriple: correct {or ail the diitiions that were
cude to brung Uie b cencentration af the
sample into the Linear rangz of the
-neelrephotoweter.

7.4 Lead Concentration, Caleulate the
stack gus PU concentration Cp, in mg/dsem
o3 [ollows:

Cmk 25

Where:
K =0.001 mg/py for metric units.

22205 1b/pg for English units.

7.5 liokineuc Variation and Acceplable
Results. Same 235 Method S, Sections 6.11 and
6.12. respectively. To calculate v,, the average
stach gas velocsty, use Equation 2-9 of
Method 2 and the data from this flicld test,

8. Alternative Test Methode for Inargonic
Leod.

8.1- Simultaneous Determinetian of
Particulate and Lead Emissions. The tester
may usc Methad § to simultuneously
determine Po provided that (1) he uses
acetone 1o remove pariiculale from the probe
and inside of the filter holder os specified by
Method 5. {2} he uses 0.1 N HNO, in the
impingers, [3) he uses a glass fibat filter with
2 low Pb background, and {3) he treats end
analyzes the entire train contents, including
the impingers. for Pb as described in Section
5 of this method.

8.2 Filier Location The tester may use a
filter between the third and fousth impinger

- provided that ke includes the filter in the

analyzir for PL.
8.3 In-e12ck Fulter. The tester may use an
in-stack hiter provided tiist (1) he uses a

gluss-lined probe end wi least two impingers. -

each containing 100 ml of 0.1 N HNQ,. slter
the in-slack filier and {2) he recovers snd
analyzes the prabe and impinger conients fur
Pb. Recover sample from the nozzle wih
acetone il w'parniculule wnalysiy is 1o be .
made.

8. Bblioyraphy

9.3 Perkin Elmer Carporullan Anulytice!
Methods for Atomic Absorption
Spectrophotometry. Norwulk Connecticut,
September 1976.

8.2 Americen Sociely for Testing and
Materials. Annual Boohk of ASTA! Standards.
Part 31; Water. Atmoapheric Analysis,
Philadelphin, Pa. 1974. p, 4012,

9.3 Kleln, R. and C. Huch. Standord
Additlons—Uses und Limitetions in
Specirophotometric Analysis. Aawer. Lob.
8.21-27.1977.

84 Michell, W.]. and M.R. Midge1t.
Determining (norganic und Alkyl Leud
Emlssions from Stationary Sources. U.S.
Environmenial Protection Agency, Emissiun
Monitoring and Svpport Luborutory. Reseurch
Triangle Park, N.C. [Presented st Natinnal
APCA Meeting. Houston. June 20, 1972}

9.5 Same os Method 5, Citations 2 (0 §
and 7 of Section 7.

(Sees. 111, 114, and 301(a) of the Cleun Air
Act as smended {42 U.S.C. 7411, 7514, siid
7501(a}))
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. AGENCY

ENVIRONMENTAL PROTECTION

40CFRPart 60 .
" [AD-FAL-2620-3] VRYZS

Standards of Performance for New
Stationary Sources; Reference
Methods; Revision to Method 12 for
Inorganic Lead To Add a Method o
Additions Procedure - .

AGENCY: Enviranmental Protectibn
Agency (EPA). . - =

* ACTION: Final rule.

SUMMARY: The purpose of this action is
to promulgate a revision to Method 12

" for inarganic lead of Appendix A of 40

CFR Part 60 to include a method of
additions procedure, which deals with
the resolution of any possible
interferences in‘the lead analysis. This
revision is necessary because it has
been determined that the method of
additions procedures previously cited by
Method 12 may not be readily available
to the analyst. and were not suitable for
incorporation by reference. This revision

was proposed in the Federal Register on ——The docket is an organized and

December 12, 1983 (48 FR 55395). No
changes in the revision bave been made
since proposal. as no comment letters
were received.
EFFECTIVE DATE: August 24, 1984.

Under section 307{b)(1) of the Clean .

is available only by the filing of a -

Appeals for the District of Columbia <" =

Circuit within 60 days of today's ————
publication of this rule. Under section ¢.-

a ~ ~ Tulemaking does not impose any 7"
- - gdditional emission measurement ~-.

__. rule will not have a significant economic
. impact on small entities because no

"-= -additional cosls will be incurred. This
requirements on facilities affected by . rule does not con'ain any information
this rulemaking. Rather, this rulemaking - - collection requirements subject to OMB
8cds a supplementary analylical :  review under the Paperwork Reduction
procedure to a test method that would - Act of 1980 U.S.C. 3501 ef seq.

apply irrespective of this rulemaking.- . - ~This rulemaking is issued under the
This addition is necessary because the __":-authority of sections 111, 114. and 301(a)}

e .
SUPPLEMENTARY INFORMATION: This

supplementary analytical procedure, -
which was previously cited by the ==
method. is not suitable for incorporation
“by reference. P

Public Participation - )

The revision was proposed and -,
published in the Federal Register on
December 12, 1983 {48 FR 55395). The -

. of the Clean Air Act, as amended (42
7U.S.C. 7411, 7414, and 7601(a)).

List of Subjects in 40 CFR Part 60

"WAir pollution control, Aluminum,
Ammonium sulfate plants, Asphalt,

- Cement industry, Coal Copper, Electric

power plants, Glass and glass products,
-:2 Grains, Intergovernmental relations,

opportunity to request a public hearing ==.1ron, Lead. Metals. Metallic Minerals.

was presented to provide interested
persons the opportunity for oral . -
presentation of data, views, or . =
arguments conceraing the proposed

_= ~Motor vehicles, Nitric acid plants, Paper
- - - and paper products industry, Pstroleum,

" Phosphate, Sewage disposal, Steel

*i-— Sufuric acid plants, Waste treatment

revision, but no person desired to make —3»3 disposal, Zinc. Tires. Incorporation
an oral presentation. The public - - "= “by Reference, Can surface coating,
coment period was from December 12, _; gplfuric acid plants, Industrial organic

-

Air Act. judicial review of this revision __

1983, to February 27, 1984. No comment -

letters were received. - 3

Docket SN

complete file of the information — --- .
considered by EPA in the development
of this rulemaking. The docketisa = *~
dynamic file, since material is added

throughout the rulemaking development.
The docketing system is intended to_
"allow members of the publicand - - -

industries involved to identify readily ™ =
petition for review in the U.S. Court of :--83d locate docaments s that they can .
.3 intelligently and effectively participate =_
in the rulemaking process. Along with - > '~§5.4.2 Check for Matrix Effects on the -
the statement of basis and purpose of . :: ’

307(b)(2} of the Clean Air Act, the ~Z the proposed and promulgated rule and

requirements that are the subject of -~
1 ) ' the contents of the docket will serve as

today’s notice may not be challenged .

brought by EPA to enforce these Z 7l

requirements. ¢ R dem mmeld

considered by EPA in development of

. the promulgated rulemaking, is available

for public inspection between 8:00 a.m.
end 4:00 p.m., Monday through Friday.
at EPA’s Central Docket Section (LE- -
131), Wes! Tower Lobby, Gallery 1, 401
M Street, SW.. Washington, D.C. 20460.
A reasonable fee may be charged for
copying. ‘

FOR FURTHER INFORMATION CONTACT:
William Crimley or Roger Shigehara,
Emission Measurement Branch,
Emission Standards and Engineering
Division (AMD-19), U.S. Environmental
Protection Agency, Research Triangle
Park, North Carolina 27711, telephone
(919) 54i-2237.

: {Section 307(d)(7)(A)). =

T =% hom emelin V4 = 1 -
ADDRESSES: Docket. A docket, number ... (nder Executive Order 12291, EPA
A-83-38. containing materials ~-~-" : -

EPA responses to significant comments,

Miscellaneous - T

" must judge whether a regulaticn’ia
“major” and therefcre subject to the .
requirement of a regulatory impact .~
analysis. This regulation is not major ==
because it will not have an annual effect
on the economy of $100 million or more;
it will not result in ® major increase in
costs or prices; and there willbe no

_significant adverse effects on E

P’

competition, employment, investment, -

productivity innovation, or on the ability
of U.S.-based enterprises to compete
with foreign-based enterprises in
domestic or export markets. This
regulation was submitted to OMB for .
review under E.O. 12291,

Pursuant tq the provisiors of 5 U.5.C.
605{v). I hureby certify that the attached

=-"Lime. :

: chemicals, Organic solvent cleaners,
-Fossil fuel-fired steam generators.
Fiberglass Insulation. Synthetic Fibers,

z -aled.- August 2. 1984.

 SAlvin L Alm,

" T Acting Adminiscrator.

PART 60— AMENDED]

.- .~ 40 CFR Part 60, Appendix A, Method

_- 12, is amended as follows: _
" 1. By revising Section 5.4.2 to read as
- +follows: .

Lead Aesults.
=7 Since the analysis for Pb by atomic
* absorption is sensitive to the chemical

..composition and to the physical R
later in civil or criminal proceedings - :- -lte record in case of judicial review ... _ .properties (viscosity, pH) of the sample ™
-". (matrix effects), the analyst shall check

- . at least one sample from each source

-using the method of additions as

- follows:

Add or spike an equal volume of

-~ standard solution to an aliquot of the

.- ‘sample solution, then measure the -

=-.'sbsorbance of the resulting solution and -

:, the abscrbance of an aliguot of
unspiked sample.
- . Next, calculate the Pb concentration

:  Gin pg/ml of the sample solution by

using the following equation:

Eq. 12-1

Whe-e:
C, =P% concentration of the standurd
soiut:an. pg/mi.

[P P
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rate tables, which are proposed - ©¥ - (39 US.C. 401 404, 40") - . R 0033 4 (L./14.200)* tons /f1? . . forGremt .
amendments to the International Mail ' W. Allen Sanders, B . h;l“l:m':c:‘-‘;‘”‘::;:ﬂﬂ on- - ‘_
Munual (incorporated by reference in Associate Genero! Counsel. Office of General partially protected w O

he Code of Federal Regulations, 38 CFR  Low and Adm:nist-ation. P= 035 4 (L) 1509) metc ona/mt - . T

the Lode o: Feceral Regulations, . W and AaminIstaiy Greast lakes summer service or service on
10.1). and which are to become effective ¥ Doc. se-25247 Filed 0-21-84: 8:45 am|

partially protected waters.
Dated: September l& 1864,
Clyde T. Lusk. Jr,, .
Reor Admiral, US. Coost Guord. Chtef Oﬁ'me

on the date service begins. No : BILLING CODE 7730-12-
comments were received.

Accordingly, the Postal Service stales ’

that it intends to begin Express Mail . ENVIRONMENTAL PROTECT! ION of Merchan! Marine Safety.
International Service with Norway on AGENCY - © PR Doc S22 Fed 52104 343 am) -
October 23. 1984 at the rates mdu:aled in e e BNLING CODE SEY0tedl i Sr e i Tl
the table below.- - - 40 CFH Part 60 o S T s
List of Subjecu in 38 CFR Part lll s [AD—FRL—ZSZM] . ) Lot R
Postal F lati - S FEDERAL COMMUNICATIONS
ostal service, °"e‘8’“‘= ations. ©-- -7 Standards of Pertormance for New - COMMISSION o
. Stationary Sources; Reference - -.- . - e R
NoRwa. “‘5’”"“555 ‘:‘;‘ ""."‘."‘m Methods, Revision To Method 12for . 47 CFR Part1 ey
- - L L TN horganlcuadToAddaIethodof :
Cuntom Gemgred sorvce ' | On Garmard servce ® - AddltlonsProcedure AmendmentofParHoﬂheRum X
- - -,, - ConeenﬂngPracﬂcenndProcedw.h
U ond ncacing ~ §- - Up 10 and nehudng -, - Correctlon LT T : mePﬂvateRadeewlces A g
Ponds - | Rao Pounds Pz s In FR Doc. 8421131 begummgonpage "‘,
. mem i e 33882 in the issue of Friday, August 24 Commission. - —--: . - . ,
2 a2 27 1984, make the following correction: In R TLN
3 3540 13 — 7@ column three, the equation at the boﬂom AcTio: Final rule: correcmm. il
4 %] L0 &9 ; n
5 epis 2 of the page should read 7 _ " summaARY: This document corrects d;n”.‘;
- TeSesdTe et il 5 . errorin the Appendix to an amendment ¢
. = ot b = c ‘C - As'_"'_"'_"'-'-"-' ofthemlesofpmchceandprocedureui‘ )
] a0 |0 480 . LA PR
by — :: pon oy s ‘2 Y v o the Private Radio Services.
M Jewin 5708 _ t s S FOR FURTHER INFORMATION CONTACT: it 3
2 gl B ®m .- ) . Robert DeYoung, Private Radlo Bunan.
N _. nRia sy NG cooe rs-ou o (202) 8327175 - v c s g isn
by o ;:: ‘ ;’5‘; — == Mary Beth Hess. Private Rad:o Bnrun. . i
S - 2 e Tl .
mm— co DEPARTMENT OF TRANSPORTATION ~ (OaIEZa3  -v oo nwf o
I umin s Coast Guard .- . ... . swmmmonuamn: PRI
n 02.00 = , 9400 . . LT - '-:_;_-__‘; ~
 Sum— S m— 46 CFR Part 170 . E:I"“:t&p N
108.00 | 23 101.40 : R et ea tember17, 1 -....,.....
zz. :::: ;;__________!::;: [CGD T9-023) SR R " " Inthe matter of amendment of Part 1 of the
2 {12080 | 26 e (11250 et : " Rules concerning Practice and Pfotzdu.-em -3
:—————11:;: ‘g———-—n:g . Subcﬂvmonmdsubﬂny Hegulaﬂom - the Private Radio Services. - -5 - ¢t i}
b —umia 1280 \GENCY: Coast Guard. DOT. © .. . T, IOnIe\gy 2401384 éhég:m)sx‘oix - :”
- i .. - releaséd an Order ugust
b —— 4 F 1159 ACTION: Final rule; correction. 2, 1984, 49 FR 30943} in the above-- - -
= boverd bon el ‘summaRy: This document corrects three - captioned proceeding. Section 1.825(f), {1 G
s T~ (1m0l —_—lhasmt incorrect definitions in the final rule .- _ (g) and (h) were printed incorrectly in 13k i«
s il s uam. jgsued November4.1983. - -~ ;' the Appendix Those paragmphs should | i
» —16430 {32 16630 FOR FURTHER INFORMATION CONTACT: -: rPead: warig Y30 i3 4
» R Woted i 160.80° Lt Albert W. Horsmon Jr. Commandant * g 4 g f al te i
el e ————!%® (G-MTH-5/13), Rocm 1308, US. Const - mm" °"§Z°'m‘um'““°'3'¥ :
— mmie m»  Guard Headquarters, Washington, D C. lemponry opecaﬂng wmorny. zureav -
- el : ;;:;g__ 20593, {202) 426-2187. -, .~ : . il St
Rom o i v ek © s o Dm:uss.on of Comcuon --: e -:- “7 7 () An apphcant fora Ship Radio’ ‘."'.;' i
Custorn Dex wnder & S .' * station license may operate the radio - A% ; : i3
Bl foor Lot Bl "' e omore w2, $370970 [Amended] . * 1 .31 gtation pending issuance of the ship - oL d
:;E:w o Pt wnow 3 Serwi z--u “ior " ¢ In the Federal chxsler of \lovember&, station authorization by the Commission™ o , -

Ater 0F races pched U w0 rematora . 1983, page 51014, some definitions for. *  for a period of 90 days, under a

f;’,,";_:",um me"z e s Seve  the coefficient P in the inequality temporary operating authority, ™

* -< < % defining GM in § 170.170(a) are incorrect  evidenced by a properly execuled S

A tra.nsmmal letter makmg these 2itsi due to typographical errors. The second, | cert:ﬁcahon made on FCC Form 506-A. "\
:hanges in the pages of the lmemanoqal third, and fourth defi nitions forPare - g} An applicant for a Business Radio

e

Mail Manual will be publishedinthe * - ' corrected to read: station license utilizing an already ~7.27 >

Federal Register as provided in 39 CFR"" Px.055+(L/1309) metric gon,/m- ... for authorized facility may operate the *. . - .
10.3 and will be transmitted to ) : ocean service. Great Lakes winter * radio station for a period of 180 days, : >- .
subscribers avtomaticaily.” - s service, or service on exposed waters. vader a temporary permit. evidenced by






